Chemical composition of Schiff's reagent crystals.
Crystals were prepared by adding 0.04 M sulfuric acid to a Schiff's reagent made with 2.5 g pararosaniline (PR) chloride dissolved in a saturated SO2 solution. Elemental analysis of the crystals gave the composition C19H21N3S2O7.4H2O which corresponds to the sulfate of pararosanilinesulfonic acid (PRSA) tetrahydrate. The moisture content was ca. 5%. A reagent reconstituted by dissolving 0.2 grams of crystals in HCl 0.1 N contains ca. 3.5 x 10(-3) M or 0.11% PR. A solution prepared with 2.5 g PR in 100 ml O.1 N HCl plus 0.04 M M K2S2O5 gave only a few crystals after 0.04 M sulfuric acid was added. The PR content, determined colorimetrically, was 0.25% compared with 1.35% in saturated SO2. The per cent dye loss during charcoal purification was also higher. The low concentration of PR, caused both by the lower solubility and by the larger loss during charcoal purification explains the poor yield of crystals of a reagent prepared in HCl/K2S2O5, compared to a reagent prepared in saturated SO2. After crystallization is complete, the crystals are in equilibrium with a concentration of 0.2% of PR in the supernatant: when the initial concentration is close to this value crystallization is negligible or completely fails.